mwrnmrt <jp> 02) £t ^ f£ 3^ ^ (a) (n)*mmw&&&* 

^2001-526711 
(P2001 -52671 1A) 
(43)&3SB ¥dEl3#12^ 18 B(2001.12. 18) 



(51) IntCl. 7 
C08K 5/00 
B 0 1 J 2/02 
2/20 

C 0 7 C 67/62 
69/732 



msmm 



F I 

C0 8K 5/00 
B 0 1 J 2/02 
2/20 

C 0 7 C 67/62 
69/732 



7-73-h*(#%) 



(£ 88 M) JMtHl3R< 



(21)fflH»^ 


ftgspiO-543430 


(71)ffl|gA 


5V? X^~>*;ioV ys^ux 


(86) (22)tfi«B 


¥|£10<F 4)3 3 8(1998.4.3) 






(85)fflf?^SmB 


¥l£ll¥l0/i 15 B (1999. 10. 15) 




X<XB. 4057 /t— tfJV ^'J^^^v- 


(86)BHSfflBi## 


PCT/EP98/0 19 7 5 




ah?-t 141 


(87)Hfi5^M#^ 


W09 8/4 6 34 2 


(72)3£W# 




(87)H18^|gB 


¥JSS10^10^22B (1998. 10. 22) 




75>XB, 68730 S y SoiJWty^— 


(31)ff$fe*fc£!g#^ 


8 7 4/9 7 




Jt— A 'Ja H JJVr^ny?? 12 


(32)«5feB 


9 ¥ 4 n 15 B 0997. 4. 15) 


(72)&9Mf 




(33)«$fc*fcfe3Bffl 


X>fX (CH) 




?*7>7M, 68220 X— y>X— A U 


(31)fl|$fctfcfe3B#^ 


1 0 5 5/9 7 




a H 7 


(32)«5fcB 


¥/£9*f 5/1 6 B(1997.5.6) 


(74)fS3!A 




(33)«5tete3fe3SH 


X<X (CH) 















(54) mnn&m imma&amamvm 



(57) [»KJ] 

*f«|{!)«i**0fc*OlW»tli, fte,tftC2, 2' 
-*^k>lfX (4- [1, 1, 3, 3— rh9**-Jlr 
-6-^>!/hU7i/-*-2-' fJk-7x; 

2- (2-kHC*->-3, 5-y-»H7fJV7i^ 
J» -5-^on^>V/hU7V/-;KO/3-*ISJa^ 

ttW2-t-n&<DWB. Jinx. *±r/5Sf^HiUTCD-€-n 

6 LTftJA* -bo. 



( 2 ) 2001-52671 1 

H] 

1. *S65i:»fi 2 0 0 ft ia 1 5 0 Og/mo 1 £ =fT "f £ 1 £ fcttSl 

2. ¥#^Lfe&gi4&©&*CD£fi&#ro#^§;!>i 3 0 0 -l 2 0 0 g / m o 

1 T & -5 ft # H 1 f E 1* <D ft . 

3. ¥»»Lfc»!II*<D#*©£j««-a»-tnafl:Tl 0 - 1 2 0 "C © S£ B K 

tf^xus^Mg (T c ) i ietro^s. 

31 1 g2«©?j 

6. W £ t U ? h ft . i£ B4 ii & , H»IYb*fcttE^ofc«)0!). If ffi © » o 

2 o osta i 5 o o g/mo i o»f istts i * & ft a © * ant £• m <t 

7. 300-1000g/mo 10tl©»fi^*t4 2Sfe« ; etlK± 

8. 2, 2' - * U > fc? 7, ( 4 - [1, 1, 3, 3-rhy*^)l73 L )U 
] - 6- '<>7F'J77-Jl'-2Mil'-7i/'-*) ; 

fcf X (2-/f *-4-t HD + y-5-^ = 7"f *7iZJH ^ * 7 -f K ; 
N , N ' - tfX (3 - [3' , 5' - *J - 9- )V - 4 ' - hh'D^->7xn 

;H ^ n \d^r — )V) 'N + f ^? l'>v7; > ; 

1, 3, 5-h'J^^;U-2, 4, 6-hUX (3' , 5' -•;-|57'f*- 
4' - t h' D + i"<> y ^ ) ^ > > ; 

1, 3, 5-h'JX (3, 5-v-^H^'9 1 ;i/-4-bKD^->^>> 5 ;U) -1 

, 3, 5-h'J7y>-2, 4, 6 - ( 1 H , 3H, 5H) - h>Jt> ; 

1, 3 , ( 4 - f H^f - 3 - k 1« D**> - 2 , 6 - ^ ^ > 



(3) #12 00 1-526 7 

•J )\> ) 1, 3, 5-K'J7v>-2, 4, 6 - (1H, 3H, 5H) - h D * > 

i? (1, 2, 2. 6, 6-^>^>?;Ut:^U> 7 >-4-'1';i/) - 2- (3, 5 

- i> - Si H 7 ;i/ - 4 - t K □ * ^ > ^ ) - 2- n- ^^;U-VD^.-h ; 
2 - (2' - fc K D * v - 3 ' , 5' -fx (i, i-y^^;i/^>y;u) 7 x 

- ) ^>7h'J77-Jk 

2 - (2' - t K □ * y - 3 ' , 5' ->?-^=^^;U7xr:;|/) ^ > '/ F U 7 
V — ; 

2 - (2-tKn^->-3, 5 - y- SE7f A7irJH - 5- ^DD^>>/ 

5, 7-> J -^H^ , ^Jl'-3 - (3, 4-^^^;U7xz:;i/) - (9d) - 2 ( 

3H) - ^ > 7 7 ; > i5 <fc 5 , 7 3 - (2, 3 - * ^ 

;|/ 7 x — )V ) - ( 9 d ) - 2 (3H) -^>'/7 7 7 >®SttftI#ft ; 
£ 7C « 




H 3 C H 3 C 

9. 5 & V> L 1 0 0««*©«Tl»#9i81B«©fc*tt©¥}*ijlb*:81lto 



( 4 ) tt£ 2001-5267 

i o. m * m 8 ib « © ¥ » a b fc m m m * fc a m # * 9 e m © * » » u g n 

<M * $ tT S £ m V> 8 it * ft T * o T , W IB Hi % £ , ^ St ffi © fit qi CD (regular 

12. & A S IHJ Nf ft 9 . 4 X 1 0 ■ ' * m , 4. 6 9 X 1 0 " ' 0 m , 3. 94X1 
0 ' , " m £ i # 3 . 7 9 X 1 0 " " m T* $ 5 , {t *» 1 4 




ffl^^I|3 - II. 
1 3 . 55 




TSJtl5ftfi«l 40i*(DliJ:!)as«6«IT»^T, St # JS 1 2 12 « <E> 



14. <fc^tl 4*9 5t*6BJ,fiSTOl«illt:*3^TieaftL, ff & A 



( 5 ) &m 2001-5267 



15. # 




K * > * x U 


7 U h-JP-f h 7*7 (3 - [ 


3 * , 5 ' - v - m 




4 


' - h K n * 


-> 7 x x ;u ] ^net* - H £ 






T 








'/ 7 5 > - 


2 


- :* > <fc 9 ft 


SgC^A^e.cDft^?iiJ*^>^x'J 


7. 'J F-*-f F7 


* X ( 3 - 


[ 


3 * , 5 * - 


v-S?H7*^;u-4' - bh*D* 


-> 7 x X )i> ] 7" O tf 


* * - h ) 


ck 


<o ft 5 it m 






■5 d <h £> 


ft 


<5 ^? £fe 0 






16. * 


H 


S ^ > ^ x U 


X U h — JU-^h^^X (3 - [ 


3 • , 5 ' - 'j - m 




4 


' -kFo* 


~> 7 x. - Jl] ^DUt^-h) * 




# $ * X 7 




h > * X * 


•f - -f h4oJ:LN/^^:l'^^> v y^^ 


>-2-^">=k0ft 


z> as & *^ e 


© 


ft £ JM © « ffl 






17. a 


) 


^ > ^ x "J X 


U h - Jl/ - r h 7 + X (3 - [3 


' , 5 ' -y-gZ 


7" ;u - 4 


• 


- h H d * *> 






b ) ^ > 1/ 


7 


7 > - 2 - :* 


>^©'fl:^-^3©i!>ft< <h 1 a 




0 

18. A 


) 








m m « n . 


& 








B ) £ « $J 


t 


IT, W*3S 




1 3 is « © <t -er m 1 


4 © 0 - ^ 


H 


» * «k U/ * 


tt Hi * * 1 7E*©5fcjtjW»js»j&»&£*ajs*. 



IB « © -& m 1 4©0-|Sa»iJ,fctf/'SfcttIII#3«l 7E*t0$£ai&J$tt£ 

2 0. 0. 0lS:l.ai5iiai©$!lSI*100liS5O^Sft^tl*ti 
#»»c*UP-r*Ci:^6ft:*lll*flil 9 B « © # tt . 

2 1. **»»a»£j«!l»pJfflttJl*UT-T?**l»3fcJHl 9 E « © ;* . 

2 2. 1 *fctt*ft&±©fl^©*in]*Ste©J«#<!:UTill*.«|fl#gil 9 IB 



( 6 ) #g 2001-5267 



• t 

( 7 ) 2001-526711 

i ft m <d m m & t& & i 

#fgBJ§«. ¥ J£ m b ft m (subcool ing me 1 t ) £ Jf L ffl T d <t iz <fc -5 & f» M 
tt (low dust) ftJg»J©«jfi;ErftK:. fi#U?-O$Sft(0fcJ!)©:oJSI: 
«fc*£ia»©ttJ8K:. «3J fc£ , 2, 2' - * U > b* X (4 - [1, 1, 3, 3 
-f h ^^^Jl/^fJH - 6- '<>!/F'J77-;i'-2-'fJl'-7i; - ;u ) © 
» St M # iS M $g 8i (amorphus modifications) 2- (2-th*D + ->-3 

Rffitt (crystalline modifications)^, © Si jl m *3 «fc U tin I ffi tc & £ f;; 

50»HI8f«SnTV»4. ; 1* *J fc ft « »l tt . *frK***»±lcHJ£;&ftfct>© 
T & 3 ( #J » US-A-5238605-ff) „ 

GB-A-2 2 6 7 4 9 9 « i Bt « I T Of •& It J: 5 B * J; t^I^ f i © f h 
57* + *li^iJ 2>>fflft£*©fi %M ©«jft*IB«bT(r»*. 

US-A- 5 5 9 7 8 5 7 tt X f 7 'J > ft* )P >"J i *i* * If L In t C t K 
i.*fi»*ft«JW©«ifi*jSSE«b ; #WBS5 9 - 1 0 4 3 4 8 ^ Wl & & Zfi 
EP-A-5 6 5 1 8 4 ; bSfc^M«ffljf(ii*)f^LTU5. D E - A - 1 9 5 
4 1 2 4 2 « jg§ A 14 © *5 «fc ig it tS tl ft m 3s JD 8J «fc 0 S jg £ & © & 8J ffc (pas 
t i I 1 i s ing) * ti Hi V T ^ 5 . 

wm<nM\z&tfz-j£(Dmi&to<»mm\z*<Di&ttm<Dft&mzftftm&^<D& 
&m mm -c » -a . 

ffl « ft (3 , t DfcttEP-A - 2 7 8 5 7 9, US-A-4683326, EP 
-A-255743, US-A-5373040. US-A-5489636, 
HSIB 5 9 - 1 0 4 3 4 8, U S - 5 5 7 4 1 6 6 CBtSftT^S. n S> « 
-JiSlc. ittifl: * Wit f * » *M* S ft a K: »fll-r * (cooling) c»-*»-r(<c 
hilling)) C iti OSiS^tlS. EP-A- 2 7 8 5 7 9 TttiB«J* 



( 8 ) #3? 2001-5267 

Sft5utl:J:5#iIfh7*X [3 - (3, 5-i?-$g=7^;U-4-k 

< ? uoas, ^#wtci&ji»c9£5£Sjs£^cDssig£fBSt-ra. 

EP-A-5 1 4 7 8 4ttxh5** [3 - (3, S - ^- gET"? * - 4 - 
. ^^mvrcmM^3^mm<Dm\zn^itm (granulation liquid) > 

x&r$miz2itzz\t%Mft\zhiEft[zm&?zz.£\-t&B-r'<.g-c$>2>. 

f oT, *^HJ«{£^gtt^^3J(D$Siit^ft-CSoT, 2 0 0 & 1 5 0 0 

g/mo 1 O^^Sttf SKejUfflilsftaibfc*!!**. *fc 

SStt & fife (pi as 1 i c compos i t ion) £ «P L m T £ i: <=» & -5 # ffi iZ ffl f -5 „ CCD 

fc#-ttS-8r&fl!l©fi&fl- ( # « ffi ( « ) ) tA^SS. 

fie o T , ttftHfc (pes t i 1 1 at ion) . ft Bt it & *s «fc Zfi E CO 

jfc»fc&#K:W-»«njl&T!f*fl6*©Sn. <g *ft M t£ © . 8itl!jt!fc©*5J:tftj s jg£5£ 

&»IB'MO»IiJ«*«6!l(:i D s& £ « :£ < IB fc S . £j&$!©(£l*tt£ 

Of « T * .H fc*Sa*«*»*8K«T*JStfl4t*. #m«coMHfc«t 

* 56 w * fc , %imts.i5 m\z r> % z> z >f ? - ?> ts\z. ftiz^u 



( 9 ) &m 2001-5267 



H> <D ¥ ft M 




ntzmMyo<D®.m\z*>w-?z>. 




¥ ft m £ 


n 


fc ig it % 




*r b ; * n 




. i*i 


. UKttSlCft&ftil^SSii^Tt, ^ b 




* b < tt 1 




H b 3 .49 


<0 ± fifc # * S & -5 . £ fi£ # «: , ¥ft2flbfc2§gJ$!3fco 


■5- CO 


1 0 


a 


ft % £k± 






il»t5 




€T T & -5 


. ISafcOttSfc, BP £ <i b T , 1S6 011% 




. » * b < 




7 o a fi 


*&±<0 1ft£4&<fcDfc*#Jfc»bfci§B!l!«5-t?*S ( 


a a 


tt # S 


& 












J§ 14 4^ * 


Or h [3 - (3, 5-y-IEy?*-4- 


t F 


n ^ -> 7 x 


- 


;u ) ^ n 


t; * = ji ■* * -> ^ ^ ;n ^^>tt»^u<tt8 on 


% «fc 


•3 4> < , 




0 » £ b 


< teO - 6 0S»%T$.-5o *5B?H©4*fcaB&3&te 




h 7 * X [ 


3 


- ( 3 , 


5 - 'J - m =.y )V - 4 - \i \* u * *s 7 3. — )V) 7 a 


tf * 


— ;u * * -> 














^ Si ^ ( 


£ fi£ # ) Sr^fiE-r^ft^r^KD^^Sttffi^, 3 0 0 - 


1 2 


0 0 g / m 


o 


1 . » s 


b<tt300-1000g/mol, 1# \Z &■ £ b < \t 


5 0 


0-100 


0 


g / m o 


i Tf * a . ^n^ft^iieit i t>b< « & « © * a ft 


« T* tb <0 




m x a 6 




b 3 


0 {@ (73 O , 


N 


, S , P 




. £ 


fig «• £■ m fi£ 


b 


, » S b 


<«vi-rncofig^t)5afi%j:D : fc^<#ffi-r-5, ft 




CO Sfe ( m 




p . ) tt 


IS 1 3 OtH±. SSKttl 4 OtHl, S t> » 


£ b 


< it 1 7 0 






0. (Tc) 1 0 - 1 2 0 *C , 


» 


* b < 2 


0 


- 1 0 0 


"C © S6 H C <& £ . S*ir;Hf > (K) \ZT Wife b Ac . 






( 


Tc) t Ht (m. p. ) tcOittt$f^b<tt0. 6 & 0 . 


9 


<o $g a , ct 




» * b < 


« o . 6 5 a va 0 . 8 5 O^BTS 5, 












0 . 


1/ J f \- TO* Vw N ^ 




tt # =f- 5 


. B^iitfif 5^li»S« CWtStRS nftS* 


\Z & 




■5 


* «= T? . 




* S. 


* n « ft * 




T i& 5 . 


f tiMiffSb<liiJHiS«9J, i#i*tt75 > 


( H 


A L S ) . 


y 


x y - 3% & ft ± 50 . jH X 7 * y h , * X 7 7 -f h . 


> «fc 



( 10 ) 0 0 1 - 5 2 6 7 

o&sfflsncM-rsfco-ca*. »r m ft * m \z *s ^ x it , *n*>s#zrci$m-£ 

1 ) 5£ 




T? S £ *1 3 2 , 2' - / ^ U > f X (4 - [1, 1, 3, 3-9-h?*^)l7?- 
)l> ] -6-'<> , ;h l J7 , ;-jl'-2-'f*-7iy-JH (CAS^^No. 1 
0359 7- 45-1) , 

2) fX (2-^*-4-tFn + y-5-^Eyf*7i;iM X ;U 7 h* 
(CAS^gfcNo. 000096-69-5) , 
3 ) 




(CAS^^No. 069851-61-2) , 

4) N , N - t* X (3 - [3' , 5' - V - )V - 4 ' - t H U * > 7 

x. ' )l] Zf P f * ■ — )V ) A+t/fl/>y75> ( C A S g @* N o . 0 2 3 1 2 
8-74-7), 

5) 1, 3, 5-MJ*5P;U-2, 4, 6 - h U ( 3 ' , 5'-5?-J»H^^ 



(11) 4#« 2001-526711 

- 4 ' - h F O * v ^ > v ;i/ ) ^ > i? > (CASS^No. 00 1 709-7 
0 - 2 ) , 

6) 1, 3, 5 - K U 7s (3, 5-v-mH> r ^;U-4-tKD^>'^>v;i/) 

- 1 , 3, 5 - MJ 7 y > - 2 , 4 , 6 - ( 1 H , 3 H , 5H) F 'J t > ( C A 

Sg^No. 027676-62-6) , 
7 ) 




(CASS^No. 032687-78-8) , 

8) 1, 3, 5-hUX (4-^Hy^;l/-3-bKn + v- 2, 6 - v * ;U 
^ > v ) - 1 , 3, 5 - h 'J 7 y > - 2 , 4, 6 - ( 1 H , 3 H , 5H) hU 

(CASg^No. 040601-76-1) , 

9) 2, 2, 6, 6-^>^^9 L ;utr^u> ? >-4--r;i/)-. 2 - (3 

, 5-^-mHy^^-4-t:FD^>^>v;l/) - 2- n- y^^VP^-h 
(CASllNo. 063843-89-0) , 

1 0 ) sc 




T * S ft * 2 - < 2 ' - t F D t y - 3 ' , 5 ' -t:X (1, 1 - >> ;* ;i/ ^ > 

v;u) 7 x - ) ^>v r huyv r -;i/(CASS^No. 070321-86- 
7 ) , 

11) 2 - (2' - h F d t •> - 3 ' , 5 ' -v-^Hy^;U7x-;u) ^ > y 

* (CASg^No. 00 3846-7 1- 7) , 



( 12 ) 



2001-52671 1 



1 2 ) 


» 8 5 It % © 5 , 7 


- ~J - ? )[> - 3 - (3 


, 4 


- >> * ? ;u 7 


x — 


)l) - 


( 9 d ) - 2 ( 3 H ) 


- A > 7 7 7 ; >*3«k^$<j i 


5 a 


ft % 5 . 7 


- i> 


- m = 


7 ^ ;u - 3 - (2, 3 


- y ^ f 7 i r JH - (9 


d ) 


- 2 ( 3 H ) 


— s< 


>-/7 


7^ ><k0&5Sttft 


(CAS No. 1 


8 1 


3 14-48 


- 7 



) . 

13) O * 3^) 7, )V V - )\> - J- h y * 7. (3 - [3* , 5' -y-SH7"f Jl/ 
-4' -h h'Dty^i^JH ^ n e O * — h (CASS^No. 006683 
-19-8) , 

14) 2 - ( 2 - t F D + •> - 3 , 5 - v - IE y^;i/7x^;U) - 5 - ^ DD 
^ > V/ h U T V — ;i/ (CAS^^No. 3864-99-1) . 



_ H 3 C CH 3 _j° 

(CASS© No. 080410-33-9) . 

16) hUX (2, 4-^-^=^^;U7xz:;P) slv X 7 -< y h- (CASS^N 

o. 031570-04-4). 
1 7 ) 



1 5 ) 




(CH 3 ) 3 C 




C(CH 3 ) 3 



(CASS^No. 02674 1-53-7) 



( 13 ) 0 0 1 - 5 2 6 7 1 1 

18) 




(CASg^No. 37042-77-6), 
19)5; 




T * £ ft * 2 - [2' - + - (a, a - V * =f- )V ^ > i? )V) - 5 

' - (1, 1, 3, 3-fh7^f *7*f;H 7 x n ;H ^ > v/ h ij T '/ — ^ 



(CASS^No. 073936-91-1) . 

WT(w^-r^«±fewft^fe©5)-TFa(Mw).ilt^(m. p. ;DSC + 
4C/») . j»BlX>^;Hi- (AH) . # 7 X ig & i& « (Tg ; DSC +2 

o *c / # ) **afffSL^jEiDxsae ( t p ) 



( 14 ) «F*2 0 0 1 - 5 2 6 7 1 1 





Mw(g/raol) 


HI. P. (t) 


A H(J/g) 


Tg CD) 


TpOC) CfaJ 


1) 


658 


197 


86 


70-80 


90-140 


2) 


358 


161 


113 


25-35 


40-60 


3) 


594.8 


177 


93 


55-65 


70-100 


4) 


636.9 


160 


96.5 


50-60 


70-130 


5) 


775 


179/243* 


200/65* 


90-100 


105-125 


6) 


784 


220 


75 


105-115 


115-140 


7) 


553 


200/229* 


50/120* 


65-75 


75-100 


8) 


699 


158 


20. 5 


110-120 


120-155 


9) 


685 


148 


80 


40-50 


55-145 


10) 


447.6 


139 


84 


35-45 


55-100 


11) 


323. 4 


154 


88. 5 


15-25 


25-40 


12) 


350. 5 


132 


90 


20-30 


40-80 


13) 


1177. 6 


105-125* 


50-72 * 


40-55 


65-95 


14) 


357. 9 


157 


80 


20-30 


30-40 


15) 


1465 


203 


46. 5 


105-115 


130-200 


16) 


646. 9 


186 


71 


35-45 


50-70 


1 f ) 


□ U4 


t 79 
1 f C 


DO 


flu JJ 


oo ou 


18) 


552 


163 


ft 120 


50-60 


70-150 


19) 


441.4 


113 


64-65 


30-40 


50-100 



m. p. ) «fc O T K, ft * L < \t m <£ t» mH £ "b ■O f£ # <D m m ©(regular)® 

(m. p. ) ioTfc-rs ( fit & , iAio*f acsts. ) c t a* « a* 

«fc V> . ll?lStt!5$b<(i^l;f RSn^JlIlKOKlWIUS. »9I 



( 15 ) &m.2 0 0 1 - 5 2 6 7 1 1 

<£ t> T , *Slr»ttifU«©n«T*»aibfc*M«|*««T*iltCJ:-DT. ft 
o d <h # T i* S . 18 M® & ® <D & & q> & ft \t 1 *fcJ4««0{b^«*»6H 

i«il4#flR*ft»4»»«l:*jimo4«*l:t.lilIT*. I* X £ «J ^ - * fc 
*^fcCtttti|s»aiUfcJ|t-ffi©jj|ii*J4, & « £ n fc ffi T* > *5 0 "C $ T 

ii*S*t5, ^-to^^x^^ifiS (To) # 1 0 t J; OSV^^ftO, ±0 
4> & (A fij , MAH4011%ST. !||l;30$fctt201I%ST^ttJi:i 

"C <t 0 S5 < , ttlC2 0T:j;0*V>tV»5i:fC*S; i«S 6 fc JIB S ll & . CI n 

# £ s & & <b ® it m <d m t m -r * . 
*ft»i/fc*ii«*j:r;fftic'»ftsn*5*»i4ji|ittiiiri6a:fliittart** 

#®5<tlfa 1 0 OttX, it)!fSL<li2 Oft^Ll 0 01i%, g & £F i; 

a a ox «g & « is m m m t bTHTtt sshsaafiitf*-?**. ii:7i; 

- ^ * * <b Rr ih 3W , f i*^?^ y h*fett*X*^--f bi3.e>Zf\ziL»m&T5. 
J¥tBte> dni©H^fc*5^Tjg^7i^Rb (tempering) t £ fc tc, < 05 



(16) ^2 0 0 1 - 5 2 6 7 1 1 

z © m « m m m (&jzm) « . - wi * ft \t - w * t> u a. - j? m ® t w ? u k in 

0tJ^.«ytX (Buss) tt ^) . Zf v > 9— (Brabender)tt ( K -f V ) . "7 
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i-A] 7n \£*=.)l,) ^\ + -y-^5 1 U>>'7=> ( C A S g © N o . 0 2 3 1 2 
8-74-7) . 

5) 1, 3, 5-hU^fA-2, 4, 6-hUX (3* . 5' — - f E 7* f 



( 18 ) »S2 0 0 1 - 5 2 6 7 

){/ _ 4 • - t Fn*y^>yJH ^>if> ( C A S g ® N o . 00 1 7 0 9- 7 
0 - 2 ) , 

6) 1, 3, 5-hUX (3, 5-^-SZyfJl.-4-t FDt->^>^JH 
- 1 , 3, 5 - h U 7 y > - 2 , 4, 6 ( 1 H , 3 H , 5H) h U t > (CAS 
&mN o . 027676-62-6) , 
7 ) 




(CASS^No. 032687-78-8), 

8) 1, 3, 5 - h U (4-mHy^;i/-3-bHD^v-2, 6-v*^;i/ 
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SK. «^.«Tg J;0 t> 20-5 O'CTffllS^T. Slll:$itS < Jfr f ) 
£ <t tc <£ o T . fi$-&«k<ff;bft-5. 
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(angle of repose) 5 4° 5 0' 

mmm? (Jenikelc «fc 5 ) 1.6 2. 6 
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a*±tf/*ftttft^*N o. 1. 10. 1 lJiitf/JfcttMC^SIM 

. *j J; if 

(b) *ft<ttilifl)i#llltt7S>, nfn*«)ll:J:*t«)t*fttt4 

A) & ft to > »«*J:tf/aifcJ4fl:*«Wlll«l*fcH:»J«**W«^*«*r» 

B) ft^tl4«|3-gSIlt5J;y;/$tttft^tiNo. 1. 10, 11*5 

C) £ # » g 14 7 5 >!!0««oaSin?M^6tt*lft««C'bHr«. 
ff»H>2#»8tt7S >B. #J A . ±EU*K0JH2. 6 CD T iZ m 2 tl ft 

±f2U*h<Z)JK2. 8 ©TCMi StlS, 2 - ( 2 - t F D * v 7 x n ) - 
1. 3, 5-MJ7y>SOll!)$^SJi:t^btt*Sft:Il^ffflt5^i 

Doet. is.ktfiSWflJfcottHKlsnT. Ii:f &bfti>fgD, as * & n - 
t>hffliTlilit:S^<. a ft . iCfRLft^SO, mmmttVr CDS 

C] l:«koT4t/^ (MA) £ fc « 2 0 / # (T c ) ©WiligftfcJfeHTWJg 

$ n -a . 

* SS #J T- \t . ft ^ % A tt fc* X ( 2 , 2 . 6 , 6 - y h 7 ? )\> M. ^ U v > - 4 

- -f )V ) t/t^r - * Jfi « T? tt . ft « B tt ffi * ft A ^ W fig & T IB £ 
fi£»5:*-r-S>S*C0*X*±'f hWjg-g-^l (CAS-No. 1 1 9 3 4 5-0 1 

- 6 ) T afe -5 : 
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( m 17%) 



(ft 17%) 



(ft 13%) 



Dsc : ^mfe&i&mm (.m^mm^mm^-m) 

TgSfcliT, : «5Xg^I« (DSC, + 2 0 t / # ) 

h , m i n : m W , % 

m. p. : (DSC, + 4 *C / # ) 

1 0 g»8SlO{9*(tL&2, 2' - ;* ^ U > t* X (4 - [1, 1, 3, 
3-TF7^f*^f JH - 6 - ^ > V h U 7 y - ^ - 2 - Jl/ - 7 i y - ;i/ ) 
( <K ■& « N o . 1) S 3 0 m 1 ©f «^7XS(boiliDg ghss)Ci«t 5. 



tl £ g 3fl T . ^7"- 



> > - 



y (spoon s ieve)* «k S8 ffi pI f&S (ho t blast)* 
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^l/Xr»1S«i:l0i^1-|. (»fi2 3 5 - 2 4 5 t) = 2 0 ptl:fel>T»*H« 

*§H44£l£*-ei 5ttftail>fcXf>l'XfflSl:'>Lf o (in portion) 

»a»ai«36»6«RKBion-a:. tlTMH:8^T»»tS. DSC 

2 0t/») iaO#aSMS^«g^tl, Tg=7 2- 7 5'CT£>.5. 

g|gWla:»tta»«|K::fet*<Sft;£ttl-12, 18, 19<P#fl»<P»iB 

* JS #J 1 T* IE *fc L <fc 3 (C , 3 0m 1 1 0 gOgSiO 

tfr * <ffc; b ft; * L . fn*S*TT. X >->- y (spoon sieve)*; 

itfHtf^tB&J&BS^LTMttWKinilfcr*. T > M j* (m. p. ) com&T- 

ii«i$*TTwi;i$gLfc^f>i/XiS(:'>tf oa^fc't. i§ as & 

k a o ^ -a- . : ebTRifM^'=.«T<T gi:*i)ia*T»*ftt5. 

.« T © S tt . »fi, ftl a © 8fe j^k (m. p. ) *J:tf*«JB©^7^<B»» 
£ (Tg ; D S CtiSC p-t«{leap)) £ ^ & „ 
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N o . 




<n. P. 


Ti 


Tw 


Tg 




( B/mol) 


( t) 




OC) 


CC : +20*0/111 


1) 


658 


197 


205 


15 


73-74 


2) 


358 


161 


185 


15 


30-31 


3) 


594.8 


177 


190 


15 


59-60 


4) 


636.9 


160 


185 


15 


54-55 


5) 


775 


179;243 


250 


15 


97-98 


6) 


784 


220 


225 


15 


109-110 


7) 


553 


200;221 


225 


15 


69-70 


8) 


699 


158 


170 


15 


115-120 


9) 


685 


148 


165 


15 


44-45 


10) 


447.6 


139 


160 


10 


41-42 


11) 


323. 4 


154 


170 


5 


19-20 


12) 


350. 5 


132 


145 


10 


24-25 


18) 


552 


163 


170 


10 


52-55 


19) 


441. 4 


113 


120 


15 


33-34 



±Efls*ft©*f«;fc#«KI8«ttC u - k a - ftW»CJ:55'f > 1 'J — X H 

ri a it r -s . 

S & * JS »r 51 ft D C *5 W" , ft <ft (1) CD , 13 0"CtC*3tt-5Rrmi4#^S 

&, T <D m \Z 7ik T : =r — $ \t V * V y h -W/V * y- (Rheomat-30/Rheo temp)l! 
CO [§1«E *5 ft BY £ mm L T W ^ * 5: n - > & J; f u - h (cone and p 1 a t e) C T ill 

^ $ n it . 

31 : pJ ^ ffi (1 3 0"C) *J:tf«#ttl ( 2 O O *C ) K » -6 *fc •& 4& (1) © 
*£ft ( P a - s ) 
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D= 1 3 "> 



D= 3 s -' 



D = 6 0 s 



4 0 



4 0 



2 0 



o. 4 



0. 1 3 



ft ^ t N o . 1 ffl^B«lS 2 0 0 - 2 0 5 ^ L t 2 0 k g/h 
&&mmv / K * if - * - h 7 * -t - (SANDVIK-Rotoformer ®) 0 . 

2 5m) 08tl:J:oTSTl/flT*tl5-2 5t;:8BIlfc4. 5 m fi © 

T 8 » ft V> U 6 0»O«lC«ftS* ; »T«Otlli 1 mm (8»«$9I^M 
) ft l> b 4 m m (6 0&©ft9^r.1) T & 3 . 

*it»i i \z 12 s n fc # »5*n^i/j/ h # » s n * . 

gj tS ffl 2 a : -fb ^ft 2 , 3., 4, 5, 6, 7, 8, 9, 18$.fz\*19(D&*(D 
5 % CD 1 •3©*IK«iS*M«2 tEtSnfc^itfcioTlDItS. * MS « 1 a 

as » w 3 :ff^ftfffcHfetcj3tt^»ft-&ij (i) <pmm 
vrn it m mx m m m 2 n > i9kg/h©«tt*T?2, 2 ■ -^fi/>t'7 

(4 - [1, 1, 3, -6-^>'/MJ7 , /-)l'-2 
--f;i.-7xy-JH <5rH^ffl-$ftX^'J^-»m*8 ( tf =l - 7 -(Buhler), D 
NDL44^) t JJD A. Z> . X^'Ji-S«44mmT'$>0. g £ / It g ( L / D 
) © ft tt 1 0 1/ JH' 4 0 T Jb 0 , 7?Ua-l5l61KHl 30mi n-'T$5 

Al/JH ( t& * Ss HQ ) (150 , 

A'l/jl/ 2 / 3 / 4 : 2 0 5 "C T ?S , 

;tl/j|/5/6/7 : 2 1 0 tTift, 

/tl/Jl/ 8/9/10 : 1 2 OtTE«*. 

;ft5c^ff©TT, f&f ii^7 0 %^ni/^7 ffl ga \z (ft ^ 



(73) 1982 0 0 1 - 5 2 6 7 

mm® f&tt m 3 o %) . i i b a r ©lEAtfe^tiDi^ nty-r yi/ - h ( 

2 2 3 °C ; 3- * 2. 5 mmffl 2 7 'J - *- JH ©^^T^JKfBltg^t^ h 7 > 

F ** '» 6 ft * . 1 2 38>-'©^0»f^S<DI5Ite^^7f-«t-5*-y h - * y M: «fc o 

ra-JMSi^ns. «T©!t#14*i^.|ii^fta : 

& £ ( * /Jn - S * TT ) : 2-5mm 

ft & ft : 510-590kg/l 

§t E <£> Jg (angle of repose) : 4 0° 

(DIN-I SOil 4 3 2 4 ) 
tftmmm : 2 7 g) ( (j> = 2 5mm) 

(D I Ng? 5 3 4 9 2 ) 
#7*<D3S£ : 5 0 . 1 G % 

( t 3. — A* y A IS & (Heubach test)) 

: i& 9 5 - 9 9 % 

4 9 8 5 s <D* 'J A - r-)&5£ -y- V (Lexan ©) 14 5, 

iSitTc: General Electric) <&^ffi.T'\>->x;i'=^-9-— (Henschel mixer) 4> - 
T-15g©ff^^«^J (iI{SJlCt^«, M * It Z fitch (D) tm-sr 2> . C 
©J:5K»6ftfcf»*jg***. (Go 
ttferi Extrusioineter) M P 2 . 3. 0*2 6 0/2 7 0/2 8 0/2 8 OtO 
ItK^f 6 0 r pra^itf 6 1 . 5A*-;i/©JE#:fc«fctf4 7. 3 N m <D 

Bf # x- ffl LT^7-a-;n:!mit5. 

^nf;^7-a-j^^wiii«is (y-fiS3o ot, & it m 

CI« not) tJ;oT2mml07'l/-hJSItl 1 . 

7 h 7X-7X1f □^-^-(Atlas Weatherometer)Cl 6 5 T* T C # # T 

7"7y7S?filt6 3 *C 
ffl*fiI»Ba 6 0 % (ttflkffi) 
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mm 102 ftftm/ i 8 

m& 3 4 0 n m T 0 . 3 5 W / m' 

mmu&w a? & s n * iw c . *v»f-towniT. » a « & ( y i , ast 
m d i 9 2 5)ea&r«£&cj:DK*}oigfi£tts?ft.aa**sic 

S £ # * ; Y I (0) te M #3 © ( = BB^Sn-6W<Djlte«ffi») £ 

mi : W«tt»i»i-t©MT?©Jt6*»» (Yi) ii «k iftfls 
0 500 950 1214 



0.3% 6.5 6.7 11.5 16.1 



2, 2' - ^ ? 1/ > h* 7. (4 - [1, 1, 3, 3-^h^^^;P^^;H - 6 
-^>';h'J7'/- ;U-2--f^-7xy-^) ( ft ■& * 1 ) th'JX (2, 4 
-•^-SH7"f;i/7iz;H (MjS l 8 0 - l 8 5 t) £ © , £i 

J± 1 0 : 1 *5 J: 5 : l©fi^»**lfi«lfcE«*nfc3&ffiC:fi£oT»IIIL* 

:tll:iO, Tc=6 5- 6 7'C (10 : 1 Oil^ft) *itfT,= 6 1-63 
•C (5 : 1 ) ©*-ffi*JUlfi^*36«»en* (WT©^, K a * J: 

l©#-«#a*i&«ill±B*tti:J:?T1l6ns. & * l 0 g © » * <t L 

$ # * . *ca***ifl>*«TTi*Twi:»aisnfc*ffiic±i)*j|it*. 

Tg^T8i:$t»5 (i(iI^to^li-ilf:S^<li%Tit. ) 









( 75 ) 




9001— ^ 9 fi 7 










Tia> 


Tw(t) 




a) 


9. i%(Dit^m\s, 


90. 935 <Dfc&m 


1 


205 


18 


65-67 


b) 


16. 7S6 83.3 XO-fb^f 


& 1 


205 


18 


61-63 


c) 


16.7 %olb&®l6, 83.3 Xo-fb^ 


An C 

SI 0 


<J4D 


18 


76-80 


d) 


50 K©4b£*H3l6. 


.50 X©4b£«D 6 




220 


15 


62-63 


e) 


33. 33* -fb^iH3l6. 


66.7 Mt&® 6 




225 


15 


76-79 


f) 


50 X© -ft; ^4*3 13, 


50 X©4b-£%2 




165 


15 


48-49 


s) 


50 %<?>lt&mi3, 


50 %<Dib&®i 




165 


15 


49-51 


h) 


50 %<Dih&®U. 


50 X©flS-k$l3 




180 


15 


52-54 


i) 


50 X©<fti**B13. 


50 -fb-^«& 5 




245 


15 


62-63 


j) 


50 X©4b-£*B!J13. 


50 %v4t£®G 




220 


15 


67-68 


k) 


50 %<D<ib&®l3, 


50 ^fb «0 7 




230 


15 


65-66 


1) 


50 X©4b£$ll3, 


50 noit&mio 




140 


15 


45-46 


m) 


50 X©-(b^l3. 


50 X©tt£%9 




150 


15 


46-47 


n) 


50 fc©4b-£%)13. 


50 X©tt£%ll 




150 


15 


34-36 


o) 


50 X©-!b£ifel3, 


50 X©*b£<8ol 




200 


15 


56-57 


ol) 




e;0 56CD 4^1 12 




135 


13 


33-34 


o2) 


50 X©4b-&% 13, 


50 %oit^mi2 




125 


13 


42-44 


o3) 


50 X©<(b£*l*Jl3. 


50 X©<fb-k<&15 




205 


18 


60-61 


o4) 


50 X©-fb&$3l3, 


50 %<Dit&®B 




135 


18 


40-41 


o5) 


10 SSe^^fb-^Jfe) 13, 


90 XcD-fb-^-^ 16 




195 


15 


39-40 


06) 


30 %<D<ih£:®13. 


70 X©4b-&%16 




190 


15 


39-40 


o7) 


50 X©4b£«ftll3, 


50 %<Dlt&®l6 




190 


15 


41-42 


08) 


70 X£Mb£2fJ3l3, 


30 X©4b£$il6 




170 


15 


44-45 


o9) 


90 a$©>fb^%)13, 


10 %£>ib*&®lG 




140 


15 


45-46 



P) 33. 3 SS© 4b -£141 A, 66. 7 % <Dib&® 6 220 15 35-36 
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q) 1535 ©^£$512; 28. 335 ©4b£%13; 200 18 38-39 

56.7X©fls£*16 

r) 1535 ofc&MU; 42. 5 35<ZMt£<B3 13; 200 18 40-41 

42.5 %<D4t&®lB 

s) 15% <ZMb£<8)12; 56. 735 ©<fc£"fo 16; 200 18 57-59 

28. 3 J5<EHb^&6 

t) 1535 <»tt,&®12; 42. 5 X©fc£W16; 225 18 56-57 

42.5 X<D-lt£«6 



it •& #1 A « £ 7. (2, 2. 6, 6-^h^^5 1 ;i'tf^'J^>-4-'f;P) -fe A* 

fc^«|Bll*X7^ «; H§» (CAS-No. 1 1 9345-0 1-06 ; M 
A SI? © m ^ £ # fig ) till. 

;8S ffJ 5 a : ^ » 1 3flfi»tft 
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it&m 13 








f) 








8) 








h) 








i) 








j) 








k) 


M fe 






n) 


IS fe 






o) 


Mfe 






ol) 








o2) 








o3) 


fit 






o4) 








o5) 






as* 


□ 0/ 




d ei 




o7) 






life 


08) 








o9) 








q) 








r) 









B-ll/fc*^, *«9!fcJ:0fi*)eftSnfcK»o 1, o3-o9, q £ <t 

7K "f . 



a ffJ 6 : g 2 



( 78 ) 2001-526711 

-fb ^sj l 3. l 2i3i[f l 6&0ts.2>VljtHtLfzm&®A ( m G <8o B \Z tt IS ) 
( £ J* « S 6 b#flS) SIIISWC 2 0 k g/h<DHi(BfffiT^^ffl-fftX^ 
'J^-Jfffl« (hfa. — 7 — (Buhler)DND F 4 4 S) IC iP X •£ . Ua-lli 
4 4mmT<5!), S £ / it & (L/D) © It tt 6 A' 1/ r 2 4 T ft 0 > X i' U a 
-EltejiSttl OOmi n • ' T * * . **ffl#m«©/*U;Mi 

( *<) 3 0 1 S % ) AM30t;olfK»flSllT/^UJl/4^-Cl;i®!^n5J;5 
1:11^5 (MS^07^-;P:S6a#fiS) . Z.<D£v\Z&*>fttzmWl ! IS!Ht 
, *g £r it 6 5 : 35 (75 : 2 5 K *f J5 ) T ft £ & 1 3 (Hi ,6=1 1 5 *C ) *S«t 
1 2 (»j*=132t:) iOSD, ISiRSSro^liS^TftO. ^Itft^Dl 6 

a u ;p 5 a> «=> , ffij£4fett*tj6 5 , c (f ftf i/fcii«^»2 5-3 011%) 

t**»Sn, ^ ^ "C nl ffl tt Ml (a^fflW, T g < T < 14 .£ ) T , 1 0 - 1 2 A 

8 0 - 1 0 0#-'W^]l*fM*«)|Hlfe^-'r7lC«t-5*-y h - A y h ( w m 3 2 
-2. 5mm) (C «fc 0 . S«JI:»!l4y7Za-;i/ ( T > T g ) tff 6ft, * © * 

ft # « 1 3 ( 5 5 - 6 5 1 1 %) iS,tU!ft6« 1 2 ( 3 5 - 4 5 11 %) ±04 
3 , m-S^S»E)c» (DSCl:J:*ltf2 2 - 2 7 1 1 %) » 6 ft « . 

ft 1 2, 1 6*J:«6±0tt«ffi©»*ftb&S^«C < « £ tt D »C 

2 2 k g/hiJitfX^ >J a-ifelflEtt 5 Om i n ' ' 1? ft t> tl 2> . SS^n7 

c II S i 5 . AI/JM STB»*C-«f»©**S (D3 011%) *«J 1 5 0 
tOfijfcttilgTfcMan*. S -& it iS9 5 0 : 5 Otft^lll 2 ( 1U ,6 = 1 3 2 
*C) feiOtl 6 ( Bt j£ = 1 8 6 -C ) ±0ft*fitt«Ojg»*tt. ft "& & 6 



II 



( 79 ) 0 0 1 - 5 2 6 7 1 1 

< M jflt = 2 2 Ot) *»»*SftSl«tt'tbTl»6n6.. 

/t u ;u 5 * & . fflfJ«ii*5 not I/^shiiA^z o - 2 stix 

) C*»SISfttLTJ:l:EtLfci:B«i:7-8y^-A (1^*C) * & tt 1 
3 - 1 5 K - Jl < jg •& « D ) ©IffATlOO^-'fflWilStlt^nsXh 
5 > K »C }JQ I "T & . it tern I 6 tt*HT«l(l*i'-5-TfiftftSn5. C 05 «fc 
5i:ft6ftfcy? = a- ;MJtt»ltt. »lttT»0«J:^ft^«l 2 (159 5 
S S % ) * J: fl; ■& » l 6 («55il%) J:Dfc*#-tt#»«ricfl- (DSCI: 
itilil 2 - 1 5 fi fi % ) 6> ts. -5 . 

^6 a : jftt)OSSyD7^-^ ; /tUJH & V? T f& * « ^ iJD $ tl -5 . 









m&m c 




ju I : 7k 


18 r 


isr 


18^ 


18^ 


U ^ 2 + 3 : 


140 r 


130t 


160r 


160t: 


<»< U ^ 4 : -fa 


130 t 


i3or 


160*C 


160TC 


/< is tv 5 : * 


is r 


18*C 


ioor (m%) 




1/^6 '• * 


18 "C 


18°C 


100TC (I^) 


I05t: (H^) 




ft 80 r 


80*C 


130t 


l30t: 


E 6b : if =? =. a. - 


- )V<D it ¥ W — %> 
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ttt^i3 fls^*i2 ^^^16 ib<k®i 6 £it dsc^«t (t:) 

















>■ U. J A 


lQa 




!sHifs 13-1655 


4-bSo 


> DO /b 


I 4 1 OA) 


in. P. - iiu » loo 






DO. f& 






B: 










^Hg*i 15-189S 


7-9K 


< 0. 5K 


23-27X 


Tg = 41-42 


fcSH*S 24. 5-27. 5X 


6-858 


> 42 % 


73-77X 


n.p.= 102; 160 


^H-: 42. 5% 


1535 


42. 595 


100X 







11-12* 


< IX 


<0. 5% 


11-13X 


Tg 


= 29-30 




3-4X 


>56 % 


>28 % 


87-89X 


m. p. 


=122; 160; 














180-200 




15Jf 




28. 336 


100X 






fi&ttl D: 
















— 13. 5-14. 5X 


< IX 


< 0. 5X 


14-15X 


Tg - 


30-31 




— 0. 5-1. 5X 


>41.5X 


> 42 % 


75-76X 


a. p. 


=120; 163; 














170-200 




15X 


42. 5X 


42. 555 


100X 







m 6 c : yy=-3.-)V<Dm$L 
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m&fo : A i C fc«kCK D 

- *Lg (mmjS^-S^lj-a): 1.5-3.5 1.5-3.5 1.5-3.5 
-S8®K(kg/l): 0.52-0.57 0.51-0. 56 0.53-0.56 

- mwvnm ( e ; din-iso- mwum)-- 37 38 35 

- mmmm (g>; din 53492:15 '■■> 10 10.5 10 

- Wm<D&m 0. 22 0. 26 0.24 
(55>&K:fc -5fiS% : Heubach 
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(57) Abstract 



A description is given of an extrusion process for the preparation of a low-dust stabiliser, using a sub- 
cooled melt as granulation liquid, as well as of novel amorphous modifications of different stabilisers, including 
2,2 -memylenebis(4-[l,l,3,3-tetramemylbutylH and of the /9-crystalline modification of 2-<2-hy- 

oroxy-3,5-Hii-tert-butylphenyl>-5-chlorobenzotriazole and of the preparation thereof. The novel process affords products which are easy 
to handle and which are flowable, and the novel modifications have advantages as regards their preparation, processing and their use as 
stabiliser. 



